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(LONICERAE JAPONICAE CAULIS)
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BEE
: LONICERAE JAPONICAE CAULIS
: Japanese Honeysuckle Stem

ARG LA Caprifoliaceae 1647 % % Lonicera japonica Thunb. 2.
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FOEEEF I AT K
F ik

Ak mE L) 0 B 1.5~6.0mme £ 5 tpd Aefied o &
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FOEM o F Moo R
RS S
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AFIREE o FE TR 22 10~60um > S AR E > Hee L AR
EAE A %ﬁf"@‘iﬁéﬂ 1~2 7] » B %3L ; X & A ?fgﬁiﬁt’}i%ﬁé o
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T~ RHE K RHKES (W 3)
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AEF R d o
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A SR S R 5 435
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AT T 833 um s EERE 0 RIVIeiVE T PR KRG T &
Rio d oo
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Frcheir2 59 FELA %1999 7 EHEFTE4 e ¥ANEFEFT- 0
P ArteiEd F Y FELE 1718 F o
FEATR987) e M AT P REHRF FP o frE L H ©299-300 F -
FOAT(1986) o ¢ BH e A o kLE L B 2260 F o
F 3240 % %i8(2002) c 7% BEH =% o Ap 1 L E 1 E DA o 751~754
E o
LAk~ HR AL %Q013) 0 P BhA P RERF - AR L AR RS T B
AEE LR HAT N RAL 0 342 F o
Bl FF L 4 B € %iB(2020) o ¢ E 4 R X foEBFL 2020 £ K- 0o pF ¢
B # 4 40 0RAL  201~202 F ¢
H PR ML A $(2016) o ¢ ERACE LML o ARE AL F HATIRAL o
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% % B (LONICERAE JAPONICAE CAULIS)

s PR

PRA SR ML Y BRI EE YL 10 o

- S RBEAENFER

(- ) HPLC &k B2 K 78 4=
Agilent 1100 series °* ¢ 7 Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; % 47 ¢ + Agilent ZORBAX SB-C18 Column (250
x 4.6 mm, 5 pm) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Performance LC » # 7 Binary Solvent Manager ~ Sample
Manager~PDA Detector; & +7 ? 11 Waters ACQUITY UPLC BEH C18 Column
(100 x 2.1 mm, 1.7 um) °

S RERFEEE R KR

(- ) 4
¥ 7%(99.9%)FE B >t Mallinckrodt Baker Inc. ; 2 fi%(95%)pEp >t B P it 1
Bk e (85%) BB+t Merck e

(=) H&5
% Jp pe(Chlorogenic acid) ~ 5 & & H (Loganin)pE-p >+ L 4 3 B H K> 3
P o R 98% 1 oo

E\’%;‘é

(=) ﬁ»fiﬁﬁ’»i%ﬁ—éﬁ’—'
ek 4o BT 10g E SOmL s g o Bt
> T5%% %~ 50%7 f% ~ 75%¢ %~ 50%¢2 fF & 25 mL o A2 4R R
(% % 300W - #f & 40kHz) 30 4 4& - P~_t /5% i J(syringe filter, PTFE 0.45
um) > FF o &4 10 uL ;2 » HPLC » M Arp|{F 2z B % Rt s § &5
«L—Iﬁx HERF SR LY BEEERBE
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(=) REEFPIHGTRE
BEHPASPHAGES 2056 #)9 1.0 g & 50 mL dge§ ¢ - %
FE4e » 50%7 fE 25 mL v A2 § R T RJZ(# 5 300W -+ 47 5 40kHz) 30 4
& > P~ ik @ ig(syringe filter, PTFE 0.45 pm) » i o & £ 10 pL 2 »
HPLC > AASA A i3 2 5 5P g R HBEF AR ER2
o ENRE TR

(Z) HRiRESER
WP % R 1.0 mg o 4 1 mL50%7 @l 1 mL § %
Rk 1000 pg edf 3 54k % 3% 0 £ 02 50%7 BRAFFE D 30 pg/mL % %
AR R R o
BREFPHEELSEF H 1.0mg> 4 1 mL50%" I +% 1mL 3
B &3 1000 pg etk SGE % R0 0 300 50% 7 AR D 30 pg/mL ®)
> ¥ RARIE SRR o

(z) f&&ig ik
BREALB A SH (B S 20 565 8)9 1.0 g % S0 mLaggs 3 ¢ 8
FEde » 50%7 fR 25 mL 0 AZF AR F AJZ (3 5 300W - 47 & 40 kHz) 30 4
& Pk o AAINS LRI L0 g e o L s » S0mL

/F N
FEFL? 0 4 50%7 X %R 0 # 3 £ i (syringe filter, PTFE 0.45 pm) >
SART

(3 ) pl=zs2
B rres PoA R AR 5% 0%~ fe &% ik 10pL o 2~ HPLC - Rl 2> * %
B RE AR RS R LR %é’%ﬂ-ﬂé‘ﬁ%‘;&’%@o

(=) #®EMR

PR P AR I 5 R RS 73 0% (1000 pg/mL)ig £ > 12 50% 7 i -1
WA 5 RAEEA B L 400200~ 100 ~ 50 ~ 30 ~ 10 pg/mL & 503 5% o
CLE AR A B~ 10pL A Bl r HPLC i 7 28 A 45 0 1% 2 52 % &
iy p)frik &2 kR ) FafteiF & RFRINL 225t y =
ax +b 2 4p Bl ¥ R? -

R AR 58 B R4 % 3% (1000 ng/mL)iE £ > 11 50% 7 Ak
A 5B & FA N 5 400200~ 100 ~ 50 ~ 30 ~ 10 pg/mL ik 2 553
oo 1A £ B 10puL A B~ HPLC (7 2 8 A 47 > % 58 5.2
R (y )T 52 B R (x B (T AR Y 0 5 R R B AL 2 A
y=ax+b g b i R*-
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(=) H®EF%
MR ERER G O30 ng/mL 2 BRI R R HiER S > NS R
et % o ff 5 gtk o RAOAPEARE L -
MBS HRR G 30 pg/mL 2 HRARE SR REFER S 4 B
8+ Hepk ko gtk ROAPEIRE L -

() EABEE TR
€M I BR-#7 824 Ehi 2L ERSARAF 2T 574
BTt EREpn o ERRT NERKE R FhE £2(%) 5
itk ROAPEEEZL -
2. FETM BB B ER A RLAEREAREE S ZAF L
AR AR A E 0324581624 FFEERBIE 0 N B RE
LY -T;fé?”;ﬁ»“é o R I%pr“f%‘vv‘f R AR L .

(i)'hﬁﬁm* £ 1% UE R
. 1 4% *Y(Limit of Detection, LOD) @ #-2 Fvik & 2 152 53 % 7 4741
FrImE AR =3 kR 0 TFS MRHERAGIE -
2. Z_# #&*2(Limit of Quantification, LOQ) : #-2 sk & 2z & 504 % 7 %7
R G Z10:0 PRk R o 1R LRI o

(L) Ftew o kg
Bes i R RO ER RS B F RSN 050 A
4o 0.6mL 0% R i3 it (1.0 mg/mL)> & Fe b 533 it WL S 32 3k 17ip] 2o
e e BB EOLAERAS B F ARG 05g0 A
Bl4e » 0.8 mL 75 &+ {7372 (1.0 mg/mL) » T e &3 R Wi > kT
Ik

(- ) HPLC & {715 2
1. k47§ * Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)
2. WRIAE D236nm (5 & F) 0 327 nm (&% RL)
3. siiE ¢ 1.0 mL/min
4, ? wER I RR
5.3 >% 10l
6.4 ¥ 4p -

F¥ ¥ (min) " A (%) 0.4%5 it (v/V, %)
0 25 75
30 25 75
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Lo) AT el ET R
P10 47 B2 H Fi s R WA 2 WA KSR B e 10 L
@ 3451~ HPLC 1R T30 % 6 f R'derl SN s S hph 2
BRFIFARALZTE o

(+=2) %% Fik 52 UPLC & 47i%
. & +7 ¢  Waters ACQUITY UPLC BEH C18 Column (100 x 2.1 mm, 1.7 um)
WA E 236 nm
. ik 1 0.4 mL/min

1
2
3
4. FHER TER
5
6

A ~E S 1pl
. MHHAp
P ¥ (min) T A% (%) 0.4%F4 e (v/v, %)
0 25 75
10 25 75
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I~%%

(-) ZREESEREE FHEF H2 HPLC K 47
W GRER 9.08 AAAM T S RMREE S LE(R- ) RFTER
20.95 ~ g AT B AT HRE S E (RS ) -

l
I
|
| ‘,\
Bl- ~ % kiR 503 % 22 HPLC & 37 B1(327 nm)

min

RBl= ~ 5 &5 %% &3 %2 HPLC & 17 B](236 nm)
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(=) &% % %k &2 HPLC K47

OEF TR 908 AT L EH ST %Rk E
%”?%W%w5¢?%%&%%ﬁ&ﬂ%@4ﬁm1%ﬁr)o%@ﬁ

2 A B (R) S 3.96 #&ﬂ—k(T)allO’%%—?i{" A #E(R)S 6.90

JF‘}L ﬂ'*(])p 1.08 5% y__,:‘ ..‘/L‘LE)}” }i-\ﬁ T\F\ °

| sam
| &S H
|
s
|
, |
| |\
‘ q M
\
| 1 \‘|
ﬁ i i I
| 4; - /-J‘r“\,\,.\i NH PN B ‘ o | o~
Bl= 7 &2 % %% &2 HPLC % 47 Bl(236 nm)

(Z) Bt EBpami

1150%7 fE A AR S LERERTESRME BT H R E
Frdt o B S0%T R 5 B ik 3 B3 40 o
F- v R REEEO R
B % SREEAER | BRIFAEGH | REYFE
75%% fi% 773.6 1589
50%" fi% 900.2 1673 N
5% fit 700.3 1456
50%¢ fig 858.3 1614
(z) RF X
HEEAFPR 2 IAA S MBREE SR FFR R M(FRFA
3 98%)
2oL ERET TR
50%7 f% 5B~ %R E AR BB R G
¥ 1= 900 1673
¥ 2% 216 245
¥ 3 =% N.D. N.D.
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(1)

HREEEREE BRF L ER

AR ERESRECIEE D FITAE G D5 BE(Y)TE IR E
M AEsY 5 y=29.2517x-27.2177> R*=0.9999 > &7 ik & = 10-400 ug/mL
T SULE (W) -

15000 - % R ﬁ/;i
y=29.2517x—-27.2177
#0000 - R?>=0.9999

=
ot
+{ 5000 -

0 100 200 300 400 500
JE A& (ug/mL)

Bl ~ 538 5% R 2 2 5E
HEARERBEEFTHOHE D A1T% 6 i F BE(y) 7 Ik

TR N5 y=14.8670x —20.8176 > R2=0.9999 » & 7 kB & 10400
pug/mL 3 247 AR R(BIT ) o

8000 -
SRS
8000 1y = 14.8670x —20.8176
**; R>*=10.9999
w 4000 -
=
2000 -
O n T 1

0 100 200 300 400 500
)& B (ug/mL)

CEENE XS Y RIS X U

EZ O BRMESBTHLREAS

R AR 5 JE & (ug/mL) Sy s A2y R?
%R 10 — 400 y=29.2517x —27.2177 0.9999
AR Y 10 — 400 y=14.8670x —20.8176 0.9999
R Rk

FoESRMT I HPLC R 8 5 2B 20 S RAMH B R 2
EHEELL 101% A& F HHHRZAPIFELL 037% 58k
iE’*'I“i-@-‘T’\P\ 0
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(=) EAF B2 GRS

FHERHT 7 HPLC R B2 chE 1L 2% > B RE 1o
EEELS L12% S&F FEFL2L AT LS 089% > 50 kit
FrHERPD BRI RFH A 24 PR SREETLLA

HEEL L 071% 85 &+ H4E

—*Eb’“r’ﬁ ’firr%}f@/@—?& 24 ) pER

(~) i RpHE T 2 B R LR

T2 APEHEE L L 1.01% LB
Ao RlEs A LR o

SR ERETE 05 ugmL (B= ) TE#&'TE 1.0 ug/mL (B]- ) °

B & RHETL 0.5 ug/mL

(B ~)> T24&T5 1.0pug/mL (B4 ) -

- & R -
{ ‘
I
| | i
1 i
| I
\ I\ J\
O e b A St PP A N | e sl Moo e AN

Bl= % Rpez 4R Tk 47 B

RN P SR & L8 R

5

| Y,

A T YU AU VY S NGNS
N teste

B~ 58 H2 dpHE T 47 B

Fow ~ LRSI

T
£

Bt~ 8587 H2 TE2&"IEHTH

¥ |78 P SRR

RSD.(%)| B&FHkAR [RSD. (%)

#HeE (=5 30 ug/mL

1.01 30 pg/mL 0.37

A (0=5) | &3 kNo. 1)

1.12 &% % (No. 1) 0.89

EE (0=6) | # &3 R®No. 1)

0.71 &% % (No. 1) 1.01

17



#pHE*L (n=1) 0.5 ug/mL 0.5 pg/mL
T B 1T (n=1) 1.0 pg/mL 1.0 pg/mL

(1) ;‘?Féctw’;:ﬁféﬁ%
SRETER A FIF S 958%  HEERLL 191% (1) 5
EFH TR v e 5 944% IR EBR LS 1.99% (%)

27~ FREGES
e EHHLE@Q| FFE | 2 E | BIEFE | ®icF | TEPF RSD.
(No. 1) (mg) (mg) (mg) (%) (%) (%)

1 0.499 0.916 0.60 1.479 | 93.9
2 0.501 0.919 0.60 1.494 | 958
3 0.502 0.921 0.60 1.513 | 986 95.82 1.91
4 0.498 0.914 0.60 1.481 94.6
5 0.500 0.918 0.60 1.495 | 96.2

A BRI H R ew X

e EHHLE@Q| FFE | 2 E | BIEFE | ®icF | TEPF |RSD.
(No. 1) (mg) (mg) (mg) (%) (%) (%)
1 0.498 0.992 0.80 1.740 | 93.6
2 0.503 1.001 0.80 1.760 | 94.9
3 0.499 0.994 0.80 1.742 | 935 94.38 1.99
4 0.500 0.996 0.80 1.775 | 974
5 0.502 1.000 0.80 1.740 | 92.5

18



() 87 B2 H7ERT
10 #+ 2% 2 7 2R LR * J#w)&rz\—“b’%%wwrﬁgi;
0.111-0.762 % ~ B &+ ¥ 7 £ :; 0.218-1.508 % o £k % * HFHE Hipih+ »
SREOZEDELH01% EH i{r’v’ﬂg 3 E A 0.1% o T 1 Bk
%Rk B B K3 4000 (F R E 5 8500) 5 AT H e B
e 3% 4000 (F % & 5 13000) -

3 = i/zf"ﬁ %7 % ug%%ﬁr‘{—vL J/ﬁ’ﬁ&‘fr’%@‘—)—‘ﬁ— ¥
5 &

#H %5 (No.) SRk s £ (%) FHFE%)

1 (CA2) 0.201 0.218

2 (CB) 0.504 1.508

3 (CH) 0.533 0.925

4 (NDB) 0.265 0.506

5 (NJ) 0.248 0.759

6 (NR) 0.762 1.085

7 (SA) 0.381 0.459

8 (SA2) 0.314 0.393

9 (SU3) 0.287 0.570

10 (SU2B) 0.111 0.348
T35 +S.D. 0.361£0.191 0.677+0.396
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(+-) %% F&p2 HPLC 4 ¥ Bl e =

107 &% 4 FEMKR SRR E 10l &4 > {7 HPLC 4 & B

EERIER

1. k47§ * Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥R E 1 236nm 3. /it ¢ 1.0 mL/min
4. FHIER T3 5.9~ 1 10uL
6. #H4p ¢
P¥ ' (min) " % (%) 0.4%8% 2 (V/V, %)
0 25 75
30 25 75
%R LY
mAU / "
14DD|—_ AN N L N I
9
| _ - S J _ N y, S
1200
8
Iﬂ'I P ‘
I S U £ U N N A S
1000 |"| -
[ Nl I
: S ‘——ﬂ_.'l ILJ—n_.—_A_;'I I'L_;'I|I\-.--»m_fxd—/\-f'f\—-—-—_ A N —_— _,r'll \\. —
il
fl |'p|'| s
800 | |I f\ | |II
| AN _ .."I I"~_ . - .)'I N -
Il h]
600 —— e — — — SN — - —
;l_
400+ |l| 3
||I '
N _z\_.'l | A J A
2
200 M
| |“| |ﬁ'I N :
[y — _/J"—ﬂ-\—»l (O o ,'I (A L N A N —
o &5 7 T T T s T T T T T T T s min

B+~ 1044 % % %2 HPLC 45 * Bl#
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(+=2) RERFERFEE B LT H2 UPLC & 17
WA GRERT 1.04 AR S R BRRE SOk R (R - ) R F T R
B 2.67 » g8k B &+ FHRE Sk E (@)

0.80
0.607
4 P s
=) -l
T 040 J

0.207]

0007 T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T
0.00 1.00 2,00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.0C
Minutes
X & K S N "
Bl - - %R HRIE 5030k 2 UPLC A& 45 B1(327 nm)
0.50
0.40
0.30 o e
7 9 8+
) ] 5 & -EI
< 1
0.20 /
0.10
O‘OG\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
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(=) 3 &% Hks2 UPLC & 47
WAHGRERT 133 AR L BkET SRERLE D NF TR
269 ~ 488w LA HlesY BRT HRE(RL2)-

1.00
0.80

0.60 oy o

2 ] Y4
040 / J

0.204AJU/\\~
0007 T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Minutes

B-+-= 7 &% % %52 UPLC & 47 B(236 nm)
(Lt2) $REFTSRIFLAIN A3 R

338 1 CieHig0o 5 4+ & 135431 ; 438 :212°C ;5 6 ¢ F48 -
B &+ H AT CrHeO0n05 & F £ 1390.15; %5 B :222°C; 6 & HH -

(+1) SRS &F 2 84

22



(+-=) % Rpte 'HNMR Bl

Chlorogenic acid

5.342

- - - - [
fl h
| I L J AJ g_,__l iU __.__.J‘LUL N S
T T T T T T T L A T
8 7 13 5 4 a z 1 ppm
et b — — — —
7.9 8.16 8.59 4.51
5.06 §.34

8.37
8.05 7.95

Btz -~ % Rk 'HNMR Bl3#(CDsOD)

(+ =) % Rpea PC NMR Blz#

Chloregenic acid

177
158,870
—127.814

77,

122871

R

s % J feeh 3C NMR )3 (CDs;0D)
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(L ~) & ke e ESI-MS B3
ESI-MS B3 * m/z-353 £ % p [M—H] 2 3L o

Chlorogenic-acid_211025152532 : 10/25/21 15:27:50

Chlcrogenic-acid_211025152532 #5889 RT: 2.63 AV: 1 NL: 2.84E7
T: FTMS - p ESI Full ms [100.0000-750.0000]
363.0895

100; [M_H]'
952
907

] i
ao%

754

Relative Abundance
o
i
Il

354.0929

a
o o
[NRTINAN

350.9914 355.0949
345.2845 ‘ / 358.0710

335.0793 337-3943 339.2013 345 0207 | 346.9948
"IT‘\\\'I|%“\ LRRATAAALS RS AL L L T R A LA RS R LA IRAAAT LA Rias) AAAM bnbl ]

336 340 345 350 355 360 365 370
miz

31649806 367.1049

w
w
o

Bl = ~ % R ke ESI-MS B3

(44 ) % Rpan FTIR B3

00

98

96

924

90

884

86

%Transmittance

1442.69 ™.

824

804

1640.36
190,67

1287.03

78

_4
T

74

335511
1889.77

724

4000 3500 3000 2500 2000 1500 1000 500
Wavenumbers (cm-1)

B+ - -~ % RaHFTIR B#
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(L) &R UV B#

Ab:

w

330 nm

-
w

-
n

219 nm

iy
=y

245 nm

e

e 2 e @ b b
Dbl lunbd o lo o

<
o

o
o

T | i
0 250 300 350

N
(=]

B A~ ﬁﬁ’-lﬁrﬁ’;ﬁ”UV Rl ¥
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S ) BRFGE B E R

Lo~ % RELchE - ALY 5 =4 (CD;OD)?

position ou (600 MHz) oc (150 MHz)
1 - 76.20
2 2.21(ddd, 13.2,4.2,2.4) 38.84
2.07 (dd, 13.2, 10.2)
3 5.32(td, 9.0, 4.2) 72.02
4 3.71 (dd, 8.4, 3.0) 73.54
5 4.15 (dt, 6.0, 3.0) 71.36
6 2.03 (ddd, 14.4,5.4,2.4) 38.26
2.17 (dd, 14.4, 3.0)
7 - 177.18
1 - 127.81
2’ 7.04, (d, 1.8) 115.18
3’ - 146.82
4 - 149.59
5' 6.77 (d, 8.4) 116.42
6’ 6.95 (dd, 8.4, 1.8) 122.97
7' 7.55 (d, 15.6) 147.07
8’ 6.25 (d, 15.6) 115.28
9 - 168.67

4(Multiplicity, J in Hz) in ppm.
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D E-E: fyfﬁﬂlHNMR Bl ¥

Logantn
‘ !
I -
. i
] rr I o
5 IR m RN
|
T T T T T T T T T T
8 7 6 5 4 3 2 i phm
— e e —— —_—
z.27 2.82 2.70 52.83 2.03 Z.60 7.81
2.56 2 .60 10.32 5.53 2.64 2.62

B4~ 5&F f»frﬂlH NMR &% (CD;0D)

=+z) B&+ H 4 "CNMR B#

Loganin
- - cm  mepna .,
8 ] ] 2z <
- o < S. H
H b = R k]
= b 2 g5

78.33

BRI HO 3C NMR 3% (CD;0D)
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(= +=) 583 FESI-MS Bl#

D:\Xealibur.. \2021\Loganin

1012221 17:53:17

Loganin #97 RT: 0.93 AV: 1 NL: 1.10E8

T: FTMS + p ESI Full ms {50.0000-750.0600]

100

D Q0 @
o o O

©w
]
vlevn ol leeny

o O =
O‘CﬁUﬂ
1l

Relative Abundance
(%))
T

381.1181

390.2253 393.2094

410.1331

413.1422 [M—f—Na]+

/

414,1454

4151474

4222019 4291169 435.1242

445.1693

]

380

TT T 1T 1717

385

=
395

400

405

B] =

T T

L -~ B & FESIMS Bl#

(z+3) B&3 FFTIR Bl

LI B

miz

410 415 420 428 430 438

240

445

T T

450

% Transmittance

204

1444 .38

1661.87

1309.51

1714.12

1276.45

1128.18

1103.47

999.68

1074.35

1036.31

3500

3000

2500 2000 1500
Wavenumbers (cm-1)

1000

500

1 -

B &+ H O FTIR Bl3#
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(2 +=) B&IF FHUV B

235 nm

T ‘ . | nm
250 300 ) 350 400

Flo L=~ 583§ UV Rl
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H 6

12
SO0

4~ B&H i~ I F = (CD;0D)

position ou (600 MHz) oc (150 MHz)
1 5.26 (d, 4.8) 97.71
3 7.38(d, 1.2) 152.12
4 - 114.05
5 3.10 (br g, 7.8) 32.18
6 1.61 (ddd, 13.8, 7.8, 4.8) 42.72
2.22 (ddd, 13.8, 7.8, 1.8)
7 4.03 (brt, 4.2) 75.07
8 1.73 (m) 42.18
9 2.02 (td, 9.0, 4.8) 46.51
10 1.09 (d, 7.2) 13.43
11 - 169.53
12 3.68 (s) 51.61
1 4.64 (d, 7.8) 100.06
2’ 3.19 (dd, 9.0, 7.8) 74.74
3’ 3.35(t,9.0) 78.05
4 3.28 (m) 71.61
5' 3.29 (m) 78.39
6’ 3.65 (dd, 12.0, 6.0) 62.78

3.88 (dd, 12.0, 2.4)

4(Multiplicity, J in Hz) in ppm.
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% % B4 3 (LONICERAE JAPONICAE CAULIS)

- e

PR gL P B LA A SR 104 o

S REEEFER

(- ) HPLC &k B2 K 78 4=
Agilent 1100 series » ¢ 7z Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; % 47 ¢ + Agilent ZORBAX SB-C18 Column (250
x 4.6 mm, 5 pm) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Performance LC » # 7 Binary Solvent Manager ~ Sample
Manager~PDA Detector; & +7 ? 11 Waters ACQUITY UPLC BEH C18 Column
(100 x 2.1 mm, 1.7 um) °

I NREHREREBRLA

(- ) @4
¥ 7%(99.9%)FE B >t Mallinckrodt Baker Inc. ; 2 fi%(95%)fEp >t B PP it 1
Bk e (85%) B+t Merck -

(=) &
% Jp pe(Chlorogenic acid) ~ 5 & & H (Loganin)pE-p >+ L 4 B H K> 3
L F o B 98% I o
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E\'%;'i

(=) B Foipaims

LA BT ZPRERLY REH

o) B EEB T
R AL T ITE

(Z) HREESZR
B PRE R S% R 1.0mg o 4 ImL50%? <% 1mL 3 %R
Fe 1000 pg B3 S0k 5 3% 0 301 50%° FEAFRL 30 pg/mL 2 e
T SRk
BREfPRELSEFH 1.0mg> 4 ImL50%" R =% ImL 7 5
&3 H 1000 pg R S5 G A% 0 £ 50%7 AR D 30 pg/mL f
HEEESBR -

(z) &5 R
BrEfEPeh o RGBS 20 5L 6 )9 1.0 g> B 50 mL &g g ¢ > 8
FEte » 50%7 fE 25 mL 0 AZF A IR T RJZ(3 F 300W - 4f & 40 kHz) 30 4
& o Btk o RGBT EAFRI LS G E iR o iR s~ S0mL
FEALY 0 4 50%7 BRI %R 0 4 3 £ g (syringe filter, PTFE 0.45 pm) >

S

() plEs
B Fi P AR 0% 0%~ R w3 R 10l 2 r HPLC» Rl %> * 4%
B RFERR? BRSSREE SR Fh £ TE -

E ]
B BAR I 55 R RS 3% (1000 pg/mL)ig € > 12 50% 7 A
2 5% RpLA B S 400200~ 100 ~ 50 ~ 30 ~ 10 pg/mL #3503 0% o
bR £ B 10l A~ Wi~ HPLC i {7 T8 A 17 > JI1* 8 52 % 5
iy f)frik 2 kAKX ) FaftefF > & RFREIRN2 2425t y =
ax +b & ip M hdlc R? -

Brgs AR 528 &5 H 5% 27 (1000 pg/mL)ig £ » 12 50%° ff A
L F B &F HA S5 400 200~ 100 ~ 50 ~ 30 ~ 10 pg/mL ik 3 5273
o b AR & B 10Ul A Wi~ HPLC & (7 T8 A 49 0 1% B8 52
G A (y P fotR 2 R R (X ph)iE TR iF o X RIFRERZ A2
y=ax+b & 4p ki a8k R -

(=) &

[
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(s)%?&%%
SRR S 30 ng/mL 2 $HEEE SR R H e S £ 1B R
ﬁmﬁﬁmﬁéﬁ%’iﬂﬁﬁ%$é°
MBS HIER S 30 pg/mL 2 $RAEE S R ek 5 £ g
B H s g5t ROPEIREL

(~) LA e e s
. EHB BPR-$7 B EEPL 2 RLEETRERRAA
CETERET G EE Y RSB BRI SR B &
+-|,—Irﬂg &(%) #Fj’fw‘ B N S S
2. EFM IR - ELAEEY LA LY EEYRESRREAE
g ggéﬁuﬁgp;g;, d B 0254581624 /) pEEHR
TSR %ﬁa—-ﬁm,ﬁﬂémﬁﬁ aiﬁfﬂ s R AR L o

(1) pHE' e T B 8 5%
1. ipl4&*Y(Limit of Detection, LOD): #-= “rik & 2 {53 53 it 7 S48 -
IR =3 P2 kR 0 (TR MPHRIUGIE o
2. Z_# 1&*Y(Limit of Quantification, LOQ) : #-2 vk & 2 &8 5.4 7% 7 7
R Zsagiet 100 kR > FE RREIUGE

(L) R4 w e F Bk
Bt SRR FENLEFEEEE RSB E PREEAERH05g0 A
Gl4e » 0.6 mL % R A R (1.0 mg/mL) » ¥ Hete 5k i 1 E = ok B e
% o
Beo i BRI H RN EE B AS G F PEREIG05g
& 4e 0.8 mL 08 &+ Hi3 0% (1.0 mg/mL) - X e Sp e W E S
Epl 2o

(- ) HPLC 4 4 %

1. k47§ * Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)
2. WRIAE D236nm (8 & ) 0 327 nm (% kL)
3. siiE ¢ 1.0 mL/min
4, ”F." HEE CFR
5.3 >% 10l
6.4 ¥ 4p -
P FF (min) T A% (%) 0.4%F4fa(v/v, %)
0 25 75
30 25 75
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L) LA B EEY FRRT
P10 7 B HE R R SBREE 2 WA RSB P2
10 uL i 4 3 452 » HPLC » #7118 T30 % & #f 2k 1 238 H# 5
SR ERIFAEAZTE o

(+=2) X * %4 % %52 UPLC & 4715 2

1. k4% % : Waters ACQUITY UPLC BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. ¥ iplAE 236 nm
3. ik 0.4 mL/min
4. FHER T ER
5.0 ~% 1 1puL
6. # & 4p -
P R (min) ? 7% (%) 0.4%F4 e (v/v, %)
0 25 75
10 25 75
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5

3

T

(- ) RS REE E&F H2 HPLC & 47
WE TP 0.08 A AAME T S R EE S (Bl- ) N F TR
20.95 A~ B B AT HRESLE (RS ) -

l
I
|
|
||
Bl- ~ % kiR 503 % 22 HPLC & 47 BI(UV 327 nm)

s,

" -
| ¥

125+ ‘ |
100

min

Bl= ~ 5 &F H1&R% 5% %2 HPLC 4 5 BI(UV 236 nm)

(=) # &2 % %4552 HPLC & 49
WAHE TR 908 AT L AT RS FREL DR E
WAHETEE 2096 ST LY BEE YRS BE&F HokE(Flz) o &
Rz 3F(R)5 3.94 3 £ F+(Da L1 B &F {2 ~ 35 (R)5 2.54
FEFF(ME 1100 3 h 5 g * 8 Rp o
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mAU

| sRm |

Bz -7 &2 % %4 % 52 HPLC & 45 BI(UV 236 nm)

(Z) BRBERSFREE IR T H2LREIN
BEARERESRECIE D FITAE G D5 BE(Y)TE I E
M AEsY 5 y=29.2517x-27.2177> R*=0.9999 > & 77 ik & & 10—400 pg/mL
TS (Bl )

14000 - SR
12000 -
10000 y =29.2517x - 27.2177
= ‘ R>=0.9999
& 8000 -
% 6000 -
R
4000 -
2000 -
O n T T T T 1
0 100 200 300 400 500
JE & (ug/mL)

Bl ~ 538 5% R 2 2 5E
EPRERBEFTHOOHE D A% o ff c0F b E(y) T 3] ik

TR N5 y=14.8670x — 20.8176 » R* = 0.9999 » & 7 )k & & 10400
pug/mL 3 247 A R(RIT ) o
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7000 -+

BEFH
6000 -
y=14.8670x — 20.8176
. 5000 - R?=0.9999
.
& 4000 -
¥ 3000 -
"~ 2000 -
1000 -
O = T T T T 1
0 100 200 300 400 500

JE & (ug/mL)
Rl ~HFESEEFHLHRERR

Fo o BREEBRTHLRESC S

HEEE S Jk & (ng/mL) w25 R
% 10 — 400 y=29.2517x -27.2177 | 0.9999
BB+ H 10 — 400 y =14.8670x —20.8176 | 0.9999

(2 ) H % RRBR
FkEERT I HPLC 2 B iF E el B R 24 > S RAEHA R R Z
PHEEL S 101% B8 HHBALAPHIEEL S 037% 358 42
iﬁ,’* & -‘T’\F\ o

(1) EHBERELLRES
Pk EMT o 7% HPLC 28 i 2 end 4124 > SRR E47 122
WHEHIEEL L 052% B&F HEA B2 HEELL 113% 28 1
FHrPERPD cSRECEET H A 24 P FP R FRERTLLA
HEREL S 099% 8 &F FRUE 2L pHEEL L 1.05% Fit L8]
FOFRSAILE B 24 PP R BlE s L LR

(=) WRHEE T4 E%

S RhpL RS 0.5 ug/mL (B=) > T 84%' 5 1.0 yg/mL (B- ) °
B &+ H HRHES S 0.5 pg/mL (B ~) > T2 4&5 1.0 pg/mL (B4 ) °
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Rk
- R . &

‘
1 ) ’
‘ \
| ‘ f

[ i
\ I
oo St ssotamtard

|
I
oy e A AA AP A ]| e bt Moo e M

Bl ~ S Rpk2 fRHE A 47 B Bl- ~ SR TR TR
BESH &S H

| / | v
DWm.v."ww,wmw_m,M,W,M, A R AN

NEUUI VIS

T
5

LR S RS2 e R Bt~ B &2 TEETHATH

FZ ~ LIRS T

iR P Y hEkR |RSD. (%) B&FHER |RSD. (%)
Her  (n=5) 30 pug/mL 1.01 30 ug/mL 0.37
g4 (0=5)| &% %No.6)|  0.52 % &% ik (No. 1) 1.13
BT (0=6)| t& &% % (No.6)|  0.99 % &% ik (No. 1) 1.05
R (n=1) 0.5 ug/mL 0.5 pg/mL
TE &' (n=1) 1.0 ng/mL 1.0 ug/mL
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(=) ZFtow o iksk
SRETER A TIF L 957%  EHEERL S 232% (3 2) 5
BFHFLTOR v T 3 97.7%  pHEEBRL L 252% (22 ) -

= ERERG P

ey BHHE@Q)| FFR | 48 | REE | wicF | TiEw eS| RS.D.
(No. 6) (mg) (mg) (mg) (%) (%) (%)
1 0.503 0.837 0.60 1.426 | 98.1
2 0.498 0.829 0.60 1.390 | 935
3 0.499 0.830 0.60 1.395 | 94.1 95.71 2.32
4 0.498 0.829 0.60 1397 | 94.7
5 0.500 0.832 0.60 1.421 98.1

e BRI HRhwF

ey BHHE@Q)| FFR | 48 | REE | wicF | TiEw eS| RS.D.
(No. 6) (mg) (mg) (mg) (%) (%) (%)
1 0.499 1.142 0.80 1.903 | 95.1
2 0.501 1.147 0.80 1.948 | 100.1
3 0.503 1.151 0.80 1.955 | 100.5 97.66 | 2.52
4 0.498 1.140 0.80 1.910 | 96.3
5 0.502 1.149 0.80 1.920 | 96.4

(M) A8 834 50 g 2RT

104+ 4 a2 g TR TR HF(eh ) ird I o7 - S REEZES

0.125-0.661% ~ B &+ H ¢ £ 5 0.135-1.571% 2R % 4 FE P+~

BREDFTEFESN01% BRI FHEEFF 00 0.1% T

Felb RPLAE T B3P MY 4000 (R E 5 8500) ~ 5 &+ L
B35 13T 4000 (F % E 5 13000) -
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2 ARV AL EEI RS LERARTERIFZE
5

Z44 ¥ %.(No.) SRz (%) B8 E(%)
1 (CF) 0.314 1.507
2 (NE) 0.472 1.201
3 (NRB) 0.661 1.357
4 (NRB2) 0.337 0.953
5(SGA) 0.355 0.520
6 (SGB) 0.182 0.250
7(SU2) 0.321 0.632
8 (SU2D) 0.535 1.571
9 (SG2A) 0.125 0.135
10 (SG2B) 0.427 0.767

T 35 +S.D. 0.373+0.159 0.889+0.512

(1) ZREESEREE FHEF H2 UPLC K 47
WHEGERT 104 ST S REERE SR E(RL) NFGER
2,67 »dakpor B & F HIRE SR (Rl - ) e

080
06077
, %R
) -l
2 0407 J
0207
0007 T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T
000 1.00 200 300 400 500 600 7.00 800 900 10,0

Minutes

B~ % R iR 5% % 22 UPLC & 47 BI(UV 327 nm)
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0.40

a—

&+ %

0.30-]

AU

0.20

| /
0.105 j\
3

O‘OG\\\\‘\\\\‘\\
0.00 1.00 2.00

L L L e
.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

Minutes
B - B &3 FH%% &% %2 UPLC & 15 BI(UV 236 nm)

(+) % 82 % %4 %452 UPLC & ¥4
NFGER 133 MMM L EA YRS BRGSO

B 2.69 ~48hEm L4 A VST B&F Haopld (B+--)-
1.00 ]
0.80{
0.60{ B &S i,?—f

2
<<

0.40— /

0.20

0.00—

[ T T B B T T T T (L T T e B B [ R T D e B T

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Minutes

Bl - ~ 7 &2 % %4 % 52 UPLC & 4% BI(UV 236 nm)
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: LONICERAE JAPONICAE CAULIS
: Japanese Honeysuckle Stem
Ji ™ &G L * f Caprifoliaceae 1247 L * Lonicera japonica Thunb.2_ 5z % &

*
~ 32

(-) e &Ep R [Fp232 11487 L 50 5R2021) v
—BhZk 1.0g 4" @ SmL AZF HEF S A4
R S S Tk
[552022) (¢ F4 A2 fvREL 2020)
— A A 1.0go 4 50%7 m 10mL 0 425 3R F 30
4B Bl 0 P (TR e &BIR
(52232 3)(4 k7 FHERFFI )
— A5 A 1.0 g s AR 10 mLo 423 IR T 30 A
8 B PR ITIRSBR -

(=) #HPREESE P85 &7F H(Loganin) ~ % & fe(Chlorogenic acid) ¥ e 1% 2

% " S P EEAE ImL 5 1.0mg AR 0 T HBE

—)-grr%'/{:.‘ W °

(=) #& & +H  HPTLCsilicagel 60 Fs4 > 10 cm x 10 cm ~ 20 cm % 10 cm
(=) B B & [EEH1](L58°? 2L 5% 2% 2021)

—e e Tk (611:1)
[Em& 2] (® &4 82 {-REL 2020)
—Z %" PR IR (65:35:1)
10 C® ™ B3R -
[(BEm#A3)( (4B EHFEST )
—C T g PRk (10:1.5:0.5)
[ER&4) (p FRF)V
—o eyt TRk (1312010
10cm %X 10 ecm ~ 20 cm X 10 cm
B ERREALATIE IS, ViFER > EFEHE cm -
T d &AL 1 10%FEER/ e fi% iR (H2SO4/EtOH TS)*E 7 f6 0 105 °CHe
BIEFRS G T R K2 A K 365 nm 2 K HE

PR ST AR Z o

]

pual
w0
o

Ly

f‘\f"\f'\
pial

4

Ve

2

S
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SR EEREZER B

@5 p 8 110/07/08
10 %% A (RH) © 54%
# B ([RT) :25.6°C

[Em#4) (p 7 B5)
—HPTLC 10%F5 /¢ fEiiRbgd (47

CpRefia ok
2k d

—HPTLC 10%Ffs/e fiidi B4 {5 % b %(365 nm) !

.
- - -
- -
-
2 3 4 5 0

TR

—_—

s
i
—

0

.

i

I‘ll

—
[

14 15

DRSO TISD =13 14 15
P s Wi
1-2-3 ,%&%—”*«’EJ"'(I.Omg/mL) 1>2>5ulL
4-5°6 3% R p& (1.0 mg /mL) 1>2>5ulL
7°8>9 ¥Boai 10 [3820% 1]) 1>2>5ulL
10> 11 - 12 ¥eiak 10 [5522 2] 1>2>5uL
131415 ¥eiak 10 [5522 3] 1>2>5uL
BRE :27f§3‘: 2 W& R ?41}7\1%5?\_1,&,*64,%%_*#]”}, : Rk 0 F] 7k R

RAIEL B FL [+B&~ 1)
’Fﬁr‘r’zﬁni’ [—r3"11§ 1]

";-'Ff L% hpk 1yl
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ZBHARER

F5%p ¥ 110/07/08

1042 A (RH) @ 54%

8 B (RT) : 25.6 C

[Ema 1) (44 ZL 53w 202l) —efefy: "Bk 6:1:1)
[55~= 02 1] (449 2L 5 vk 2021) —HPTLC 10%Ft /e ff ik & 4
e A kgI(E&FH RAEL 045 B REREZ 0.55)

[55=2 1)(4 Y 20 5 e % 2021) —10%Fife/c MR b d (4% bk
(B65nm)ik (B &+ H REZ 045 % Rk ReiE 5 0.55)
e S
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[EmH2](F F4 8 £ fc@MBL 2020) —= & 7% 7 fF 1k (65:3.5:
1) 10 CHET Kz e

[55=02 1] (%7 #2 5w ik 2021) —HPTLC 10%F:fik/ 2 %357 &
BT LEBA(SEFH RAEL 052 3R R AL 0.16)

[5522 1)1(4 %7 #2052 4% 2021) —HPTLC10%Fi e/ faii & ¢ 14
k(365 nm)be (5 &S H RAE S 0.52 %R RE S 0.16)
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FI3V(H Y BEHEES TP ) —o feefig: "k (100 1.5:0.5)
Bz 1] (A Y F2 % e R 2021) —HPTLC 10%Fafi/e ik b ¢
Lk N(BRFH RAEE 034 %Rk RES 0.04)

[E#
ER
B

1

[552% 1] (4% 2 5 2 5% 2021) —HPTLC 10%#: 8/ fi &% &g 4
B EGOSnm)E (S & H RE A 034 %R RE S 0.04)
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B 4) (p FRPF)—efefg: "@ -k (13:2: 1)V
Bk 1) (Y L8 e ook 2021) —HPTLC 10%Fife/2 fiRik &g ¢
BT A EEN(EE&FH RAEL 042 SRERES 0.56)

[ £
&

[552% 1] (4% 2 5 2 5% 2021) —HPTLC 10%#: 8/ fi &% &g 4
B kGeSnm)k (B &S H RAEE 037 SR RE S 0.54)
e

1 : Blank 455 &% 10

2: B/ F 6 : Spike

3R

ERR g R [F2 2 1] 2R e FRBRG TGRSR IR S s R
NERFHE SR FIRMERY -2 Afpd ik p FEF2 [BFH 4]
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T SRR NER

F 5% p ¥ 110/07/08
1045 & (RH) @ 54%
& (RT) : 25.6 C
[EmHA4) (p FBg)—e e "k (13:2:1)

[ 11(4 %Y FL 5em [Fo2 2

2 1)(E4Y L 52k
2021) —HPTLC ¥ & k& 2021) —HPTLC * ¢} % (254 nm)# !

[5522 1)(L%° L 5K
2021)—HPTLC 10%#: e/ ¢ B 3% AF
R A R

[F5202 1)(48° B2 ¥k
2021 )—HPTLC 10%Fr e/ f% &% &
¢ 15 % ¢b k(365 nm)He 11
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(530 0 1](48 FLdow [Fo22 1](48° FLier
2021)—HPTLC | 4 % is/fmpedin 2021) —HPTLC 4 % jps/rpedin
B AT Lk B3¢ 5% o k(365 nm)H )

1 : Blank 455 &% 2
2 B&FH 6 : Spike

ERBLE S SN 10%FRf/ e FRRIR AT S (60T Rk 2 ¥ eh k(365 nm)ik AR
R LR AR EANE
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I~ EFHERSRR

F5%p ¥ 110/07/08

0 %% A (RH) : 54%

8 B (RT) : 25.6 C
[BERH4) (p "RF)—o e fiy: @ -k (13:2:1)
[55=2 1) (449 F2L 5w 4% 2021) —HPTLC 10%#1f:/C f% ik BF
¢

Blank 89 | &% ® 3(NR)
2 5 £+ (1.0 mg/mL) 10> 11 | % &% % 4 (CA2)
% & p4(1.0 mg/mL) 1213 | ¥ &3 7% 5 (CB)
4>5 | ¥ &% % 1 (NDB) 14 Spike (# &% i% 10)
67 | #&&iBi® 2(N))
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[Em& 4] (p B B®)—e fefg: Pk (13:2:1)

[5522 1) (£ 22 5wk 2021) —HPTLC 10%#: 8/ fif &% A
g

(1) 10%Frps/e Fredie B d 7 0 ki )

1 2 3 4 5 607t uE iR

(2) 10%Fefie/o B B4 15 % ¢ (365 nm)t 2

Blank 8:9 | &5k 8(SA2)
B & 3 (1.0 mg/mL) 10> 11 | # &% % 9 (SU2B)
% J #(1.0 mg/mL) 12 13 | % 5% % 10 (SU3)
45 | &% 6 (CH) 14 | Spike (& &3 i 10)
67 |t &3k 7(SA)

Bmprko [ 2 1] 2 [BRH4] SN EAr 0ok I=583

H oo Rpasc s i o 12 10%Fn /e R AT > 30T Rk 2 ¥ 0 k(365 nm)
—T*ﬁ;{ﬁ»ﬁifi °
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R EE 238 £2TY

F 5% p ¥ 1 110/07/08
1P ¥R A (RH) @ 54%
8 R (RT) :25.6°C
[ER#4)(p FRF)—e feefg: "k (13:2:1)
(5522 1] (4 %7 %4 5 » 4K 2021) —HPTLC 10%45 /2 i 3%
g
(1) 10%Fife/e ek g d ¥ 0 kifg )

- - s B "S =
: = =
- - e a@ - W - - e - -

scisdaliii:

SO 13 14

1 2 35S

(2) 10%Fefie/o B B4 15 % ¢ (365 nm)t 2

1 Blank 8:9 | ¥ &%k 3 (NRB2)
2 B &+ #(1.0 mg/mL) 10> 11 | # &i% % 4 (CF)
% R (1.0 mg/mL) 12513 | # &i% % 5 (SGA)
4>5 | &%k 1 (NE) 14 Spike (¥ &% i 8)
67 |# &%k 2 (NRB)
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[ER#®A) (p FEF)—e e gt "H -k (13:2:1)
[5522 1) (£ 22 5wk 2021) —HPTLC 10%#: 8/ fif &% A
g

(1) 10%Fifa/e FRsdi g d 7 A Xk 0
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